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Extraction and Isolation of Compounds 3 -7
2. The 1 H-NMR (400/500 MHz) data of compounds 3 -7 3. Table 1S : the 13 C-NMR (100/125 MHz) data of compounds 3 -7 4. Fig. 1S : the structures of compounds 3 -7
The dried stems (23 kg) were powdered and extracted with 90% EtOH (3 × 138 L) under reflux.
The extract was concentrated under vacuum to give a residue which was partitioned between petroleum ether (3 × 2 L), EtOAc (3 × 2.5 L), n-BuOH (3 × 2.5 L) and water (4 L), respectively.
The petroleum ether fraction (386g) was separated over a silica gel column (10 × 120 cm, 200 -300 mesh, 1500g) with gradient elution using petroleum ether/EtOAc (100:0, 90:10, 80:20, 70:30, each 3L) to afford six fractions (Frs A -F).
Fr. B (147 g) was chromatographed over a silica gel column (10 × 60 cm, 200 -300 mesh, 1000 g) with gradient elution using petroleum ether/EtOAc (100: 0, 90:10, 80:20, 70:30, each 2L ) to obtain six fractions. Fr. B2 (10 g) was subjected to silica gel column chromatography Fr. B2 -4 -5 (3.6 g) was chromatographed over a Sephadex LH-20 column (1.5 × 120 cm, CHCl 3 /MeOH, 1:1, 500 mL) to yield the mixture of compounds 6 and 7, which was further purified by Rp-18 silica gel column (MeOH/H 2 O, 9:1, 1L) to obtain 6 (7 mg) and 7 (16 mg). Table   1S .
3-Oxo-6 -hydroxyolean-12-en-28-oic acid (6): white amorphous powder; EI-MS (70 eV):
, 2), 249 (18), 248 (95), 204 (19), 203 (100), 189 (14), 119 (17); Table 1S . Recorded at 100 MHz.
